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JucepranmoHHUAT Tpya € HamucaH Ha 115 crpanumm, chabpxka 51 durypm m 14 tabmummy.
[{utupanu ca 246 n3TOUYHUKA.

[IpencraBeHUAT AUCEPTALIMOHEH TPYA € 0OCHICH U MPHUET 3a 3aIUTa Ha 3aceaHhe Ha HayYyeH ChBET
Ha HAyYHOTO 3BEHO Ha KaTenapa ,,| eXHOJIOTHs Ha CHIIMKaTtuTe”, cheTosto ce Ha 06.07.2015 .

[TyOnryHara 3ammuTa Ha qucepTanuoHHUS Tpyd e ce mposene Ha 23.09.2015 r. ot 14:00 gaca B
3ana 439, crpana ,,A” Ha XTMY.

Marepuanure ca Ha pa3noJOKEHUE HA HHTEPECYBALIMTE CE HA MHTEPHET cTpaHuiara Ha XTMY u B
otaen ,,Hayunu geiitnoctn”, cras 406, etax 4, crpaga ,,A” Ha XTMYV.



H3noa3Bann CbKpalleHus

ITAB- NOBBPXHOCTHO aKTHBHO BEILIECTBO

CEM- ckanupaiia eJ1eKTpOHHA MUKPOCKOIIHS

BET (BET)- a3ot ancopOiinoHeH1ecOpOIIMOHCH aHATN3
BTESE- 1,2-bis(triethoxysilyl)ethane

BTPTS- bis(triethoxysilylpropyl)tetrasulfide

BJH- Barrett-Joyner-Halenda

TGA - TepmorpaBUMETpUYEH aHATIH3

FTIR- ®ypue- TpancmucrnoHHa nHppadepBeHa CIIEKTPOCKOIHS
IUPAC- International Union of Pure and Applied Chemistry
NMR (IMP)- simpeHO MarHuTeH pe30HaHC

P123 - poly(ethylene oxide),o—poly(propylene oxide);o—poly(ethylene oxide),o
TEQOS- TerpaeTunopTocuinkar



BnBenenue

Ot cuHTe3a Ha IBPBUS ME30MOpecT Marepuan Ha Oa3ara Ha cumnueB auokcun [C. Kresge et. al
1992] 1o MoMeHTa ca TIOJOKEHHW OrPOMHM YCHJIUS, TIOCBETCHM Ha pa3BUTHETO Ha
OpraHO-HEOPTaHMYHUTE ME30MOPEeCTH XUOPHIHU MaTepHaid, OCOOCHO 10 OTHOIICHHE Ha
MOTEHIIMATHUTE TPUIOKEHHS B aJICOPOIIMOHHUTE TIPOIIECH, OMOTEXHOJIOTUUTE, XpoMarorpadusra,
KaTajan3a, CCH30PHUTE TEXHOJIOTUH, KaKTO M 32 33Jbp)KaHe U ChXpaHEHUE Ha ra30Be B XUOpUIHATA
marpuma [A. Stein 2003]. [IupokoTo HpUIOKEHHE HAa XUOPUIAHHUTE MaTCpUad CE€ OCHOBaBa Ha
YMEJIOTO ChueTaBaHe MPEANMCTBATA HA OPTAaHUYHUS U HEOPTAHUYIHHS KOMIIOHEHT B €IHA CTPYKTYpa,
Karo HEOpraHWYHATa KOMIIOHCHTa NPEJAOCTaBs MEXaHWYHA U TEPMUYHA CTAOMIHOCT HA KpaiHUs
Marepuai, A0KaTo OpraHuyHara CTPYKTypHa €AMHHUIA MY MPHIaBa I'BBKABOCT M (DYHKIIMOHAIHOCT.
CuHTEe3bT Ha XHOPHIHHTE MaTepUANIM Tpeaiara H3KIIOYUTCIHH BB3MOXXHOCTH HE C€amMoO OT
CHhUCTABAaHETO HAa BAXHM CBOICTBAa W Ha JBETE BEUIECTBA, HO CHIIO Taka M 3a CH3JaBAHETO Ha
W3IS0 HOBHM ChCTaBU ¢ yHUKaNHU cBoicTBa [K. Shea et. Al 2001]. Te3u marepuanu ce mojydaBar
IpU MEKH YCJIOBUS, Ype3 30JI-TeJIeH METOJ IMOCPEACTBOM TOJHMKOHJICH3AIM Ha TETPAaKOKCUIIAH
Si(OR); u moaxomsi opranorpuankokcuinad or tuma R'Si(OR);. R’ mpencrasisiBa opranndeH
JWraHa, KOWTO MOXKE Ja Chabpa M (DyHKIMOHAIHA TpyNa, KOSTO 3HAYUTETHO Ja pa3lIupsiBa
obmacTra Ha npuiIoKeHHe Ha Te3u Marepuanu [S. Saddeh et. al 2006]. Upes 3zom-rennus
HUCKOTEMIIEpAaTypeH METOJ 32 CHHTE3 C€ IMOCTHra BUCOKA CTEIIEH HAa XOMOT€HHOCT B MaTepUanTe,
KaKTO ¥ Bb3MOXHOCT 32 KOHTPOJ Ha MOP(OJIOTHYHUTE XapaKTEPUCTUKH Ha KpaHUTE CTPYKTypH. B
pe3ynTar Ha TOBa Ta3W TEXHOJIOTHS MPHUBINYA CHINECTBEHO BHUMAHUETO HA YUEHUTE B 00JIacTTa Ha
marepuanoznanuero [A. Dabrowski et. al 2007 ].

[Ipe3 mocneqHuTe NeceTHIeTHs XUOPHIHITE MaTepralli ca pa3paboTeH! JI0 TakaBa CTEIIeH, Ye
T€ ce NPEeBpBINAT B €IHH OT HAM-IIUPOKO W3yyaBaHUTE MaTepuald B JHEUIHO BpeMe, Karo ca
NPOBENICHN HM3KIIOYUTETHO MHOTO HEe caMoO (yHJaMEHTATHUTE W3CIEIBaHMs, a CHINO Taka U ca
peanu3upaHd MHOTO MKOHOMUYECKH MpuioxeHus. HapacTBaneto Ha Opos Ha MyONMKalUUTE |
nareatHUTe OT 1980 10 2013 roauHa e chinectBeno (dur. 1).
MHoOro paznu4HU MPEKYypCOpH M METOIW Ha CHHTE3 ca MpUJIaraHu MpU MojlydyaBaHe Ha XUOPUIHU
Mme3ornopectd Mareprani. OCHOBHHTE METOJH, U3IOI3BaHM 33 M3TOTBsIHE Ha (DYHKIIMOHATU3UPAHU
XUOPUIHHN MaTepUaIy ca CbKOHACH3AIMATa M METO/Ia Ha MpUCcakIaHe. MeTOIbT Ha ChbKOHICH3AIIHS
MO3BOJISIBA MOMUQUIIMPAHE HA MOBBPXHOCTTA HAa ME30MOPECTUTE MaTepHalld B €IWH E€IWHCTBEH
eTanm 4Ype3 CHIONUMEpHU3allisl Ha OPraHOCHWJIAH ChC CHJIUIIMEB aJKOKCHI B TPUCHCTBUETO Ha

NMOBBPXHOCTHO AKTUBHO BCHICCTBO. B CpaBHCHHUC C MCETOHAAa Ha HNpUCAXKIAHC, MCTOABT Ha
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CHKOHJICH3AIlMsl ¥MMa HSIKOJKO NpPEAMMCTBA, KAaTO II0- XOMOTEHHO pasmlpeieiicHHe Ha
(YHKIIMOHAJIHUTE TPYIH BHPXY HOBBbpXHOCTTa Ha mopute [S. Maria et al 2003], koHTpon BBPXY
KOJIMYECTBOTO MM M TpeaoTBparsBaHe 3amymiBanero Ha mopure [F. Hoffman et al 2006]. B
JOITBJIHEHHE Ha TOBA CE€ CMATA, Y€ CTAOMIIHOCTTa HAa MarepuajuTe CHHTE3HpPAHH 10 METoJa Ha
NpUCAXKAHE € MO-HUCKA B CPABHCHUE C MaTepUajMTe CHHTE3WPAHU 110 METOJa Ha ChKOHICH3AINS
[D. Macquarire et. al 1999].

CHJICECKMOKCAaHOBH TPEKYpCOPH C MOCTOBa OpraHMYHa Tpyla KaTo METHJICHOBA, ETHIICHOBA,
THO(QEHOBA, KCUJICH, OCH3eH U OM(EHUITHU TPYNU YCIENTHO ca OWJIM M3MOI3BAaHU NP CHHTE3a Ha
me3omnopectu cunkaran Marepuaian [N. Hao et al 2010]. Marepuanute CHHTE3UpaHU ¢ THOCTEPHU
(YHKIIMOHATHMA TMPEKYpCOpU MPOSIBSIBAT BUCOK anCcOpOIMOHEH apUHUTET KbM HOHH Ha TEXKKH
metanu. OCBEH TOBa ChIIO ca U XUAPOGOOHHU MO XapaKkTep MOpaau HAINIHETO HAa AIKHIHH BEPUTH
[X. Chen et al 2012].

OyHKIMOHAJIHUTE TPYNH BKIOUEHH B CTPYKTypara Ha Marepuajga He caMO MpPeIOCTaBsT
JOITBJIHUTEITHN aJCOPOIMOHHH IIEHTPOBE 3a OPraHWYHHU 3aMbpPCUTENH (HE caMO Ha OpPraHWYHU
3aMBPCHUTEININ & U Ha HOHHU Ha TEXKKU METAIU, KJICTKH U JIp.), KaTo HampuMmep (HEHONH, HO ChIIO TaKa
NpUaBaT Ha ME30MOPECTUTE Marepualld BHCOKa TepmuuHa cradbwianocT [S. Guan et al 2000].
CBoiicTBara U CTPYKTypaTa Ha KpalHUTE ME30IIOPECTH MPOIYKTH 3aBHCAT OT yCJIOBUATA HA CUHTES,
TeMIeparypa, KHCETMHHOCT Ha CpeZara, THIIa Ha peareHTUTEe U MpHUpoAaTa Ha OPraHUYHUTE TPYIH,
OKa3Ballld CHIUIECTBEHO BIIMSHHE BHPXY XOMOIE€HHOTO paslpeseieHne Ha OpraHo(yHKIIMOHATHUTE

(THiT KaTO HETOBUTE Ca TAaKWUBA) TPYNHU B cuiMKarHara mpeska [Y. Liang et al 2008].
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@uez. 1. Pazeumue na 6pos Ha HayuHume NyOIUKAUUN U NAMeRmu 6 001acmma Ha
opzano-neopzanuunume xuopuonu mamepuanu [G. Kickelbick 2014].



XHOPUIHHA MATEPHAJIH.

Cnopes Tuna Ha XUMUYHOTO B3aWMOJICMCTBUE MEKy OpraHMYHaTa U HEOpraHuyHaTa KOMIIOHEHTA,
XUOpUIHUTE MaTepuaiu ce pas3leisaT Ha JBa kiaca. KeM kiac | ce oTHacAT Te3H, MpH KOWUTO
B3aMIMOJICUCTBUATA MEXKJy OpraHWYHAaTa M HEOpraHWYHAaTa KOMIIOHEHTa ce Oa3upar Ha cliabu
BpB3KH (HOHHM, BOJOPOIHM BPB3KM WM BaH nep BaamcoBu B3zammopeiictBus). Kem Kiac Il ce
OTHACST METEpPHAINTE, MPU KOUTO B3UMOJCUCTBUATA MEXAY IBETE CTPYKTYPHU EIUHHULIUA ca

0a3upaHu Ha 3/IpaBU KOBAJCHTHH WJIM HOHHOKOBAJICHTHH Bpb3ku (Dur. 2).

Knac I XxuGpuaHH MaTepHATH: ¢1a0H B3aEMOIed cCTBHS

TGO T
P o760 )

CMecH B3aEMHODPOHHEKBAINH MpPE/KH
Kaac IT xubpHOHH MaTEPHATH: CHIHE B3aHMOJ el cTBHS

KoBaIeHTHH BPB3KH KoBaJeHTHO CBBP3aHH
B3AMHOTPOHAKBATIH MPe:XKH

Due. 2. Knacuguxayus na xudpuonume mamepuanu cnopeo

muna na e3aumooeiicmesue medxcoy oseme ¢pazu [Hybrid materials synthesis, characterization and application 2007].

TepMHUHBT ,,lTIOPECT MaTepuan’” Cce M3MOJ3Ba 32 BCMUKH MaTepuaid, B KOUTO Ca BKJIIOUEHU IOPH,
KaHalld, TYNMKWA WA KyXWHHU, KOUTO TO3BOJISBAT JABMKECHUETO HA TEYHOCTH WU Ta3ome. Cropen
dbopmara cu moputTe MoraT Haii-o01I0 Ja ObaaT KiacuGpUIMpPaHU KaTo: a) MUIUHAPUYIHH - C KPBIJIO
HaIPEUHO CeUeHHe, 0) B3aMMHOCBBP3aHU MOPH, B) OYTUIKOTIOJOOHH ITOPH - C TECEH BXOJ] U IIHPOKO

TSUI0, T) TIOPH ¢ popMara Ha EMHATUHU | 1) KOHUYHH opH (Dur. 3).

I S
LnuHApHYHM Nopu e —

Mopwm ¢ chopmara Ha
LieNHaTUHU

®opma

Ha
KoHn4HM nopwm nopute

Cdhepuynm unu

6yTUNKONoao6HM nopu B3auMHOCBbp3aHu nopu

@uz. 3. Knacuguxayus na nopume cnoped popmama um [F.Rouquerol et. al 1999].



Crnopen IUPAC xnacudukanusata B 3aBUCUMOCT OT pa3Mepa Ha MOPUTE MaTepHAIIUTE Ce PaselIsiT
HA !

1. MukponpecTu- ¢ pazmepu Ha nopure 10 2.0 nm;

2. Mesomnopectu- ¢ pazmepu Ha nopure ot 2.0 10 50.0 nm;

3. Makpormopectu- ¢ pasmepu Ha ropute Hax 50.0 nm.
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HN3BOJU OT JIMTEPATYPHUSA OB30OP

Bb3 ocHOBa Ha HampaBeHaTa JIMTePaTypHa CHOpPaBKa 3a XHOPHIHUTE MaTepHaIM ca
HaNpaBeHH CJIeTHUTE U3BOIAM:

- 3on-renHara TeXHUKA € HaW-TIOAXOIAIIA 3a CHHTE3 Ha XUOPHIHU MaTepualid, ThH KaTo
pPEaKIMOHHHUTE TEMIIEpaTypH ca OJIM3KM /10 CTaliHaTa, B Pe3yNlTar Ha KOETO OPraHUYHHUTE €IMHUIN
ce 3ama3Bar Clel CHHTe3a. 103M METOJ MOXE Ja MPEAIoKH MHOTO(YHKIHMOHATHOCT KAKTO U
II03BOJISIBA KOHTPOJI Ha CBOMCTBATa OT aTOMHO JI0 ME30 HHMBO, MHOTO BHCOKA CTETEH Ha YHCTOTAa U

IMMOJIy4aBaHCTO HAa U3KIIIOYUTCIIHO XOMOI'CHHH MaTCpUaJin.

- TerpaankokcunansT (TeTpacTuioprocwinkar - TEOS) e Haii-U3MOI3BaHUIT MPEKYPCOP.

OcHOBHaTa My pOJIsl € Ha OMPE)KBAIIl areHT.

- IInpokoTo M3IOI3BaHE HA CHIICECKMOKCAHHHU IPEKYPCOPU C€ ABJDKU HA CTPYKTYPHHUTE UM
XapaKTEepUCTUKU, U OCHOBHO Ha crtabmiHoctTa Ha Si-C Bpb3Kara, KOATO € YCTOMYHMBA CIIPSIMO
pEeaKkLIMOHHUTE YCIIOBUs. B nuTeparypara ca onucaHy Ba BUJA CHICECKUOKCAHU B 3aBUCUMOCT OT

PA3MOJIOKCHHUETO HA OpraHnYHarTa rpyma B MOJICKYyJiaTa: C KpaﬁHa HJIM C MOCTOBA OpraHvuvHa rpyia.

- 1,2-6uc(rpueroxcucunmn)erad (BTESE) e HOB THII cHIICECKHOKCaH, KOWTO (hOpMHpaA MPEKH C
BHCOKAa IUTBTHOCT BBPXY IMOBBPXHOCTTA HA HEOPraHUYHH MATCPUAIH ITOCPEICTBOM CTAOHMITHU
KOBaJICHTHU BPB3KH, HO JIOCETAIIHUTE MyOJIMKYBaHU HM3CIICBAaHUS C HETOBO y4acTHE ca B TECHH

KOHLCHTPALIMOHHU TPAHULIH.

-buc (Tpuerokcucumunmnponun) Tterpacyipun (BTPTS) e apyr TUm CHICECKHMOKCAaHOB
IPEeKypcop 3a CHHTE3a Ha (PYHKIIMOHAIHU XUOPUIHU MaTepuasd. To3u MpeKypcop mpuTexana S-S
BPB3KH, KOWUTO TPOSIBSIBAT BHMCOK aQUHUTET 3a aacopOuMs Ha WOHM Ha TEXKH MeTallu.
XuappoOHUTE aNKUIHU BEpUTHM Ha THOeTep-(QYHKIMOHAIHUTE TpyNud Morar He caMo Ja
NPEAOCTaBAT NOMBIHUTEIHU aCOPOIIMOHHH LIEHTPOBE 32 OPraHUYHU 3aMbPCUTENH, HO U IPUaBaT
BUCOKa TEPMUYHA CTA0MJIHOCT HAa ME30IOpPECTHTE Marepuaiu. J[0 TO3M MOMEHT HE ChIIECTBYBAT
JIOCTaThYHO JIaHHU OT JINTEparypara M0 OTHOUIEHHE Ha MPUIIOKEHMETO HAa TO3U MPEKypcop IpH

CHHTE3a Ha MOPECTH XUOPUIHU MaTepray.

-IloBbpxHocTHO akTuBHUTE BemniectBa (IIAB) ot cemeiictBoto Ha [lnmyponunurte ca Haii-uecto
W3TOI3BaHM, Thil KaTO HE Ca TOKCHMYHU, €BTUHU Ca U MMAT CIOCOOHOCTTA Ja (opMupar arperaru ¢

ONPCACIICHU pa3sMCPU 3aBUCCIIN OT YCJIOBUATA Ha Cpcaara. Te3u IIAB ca TpI/I6J'IOK ChbIIOJIMMEPHU C



xuapododbHa monunponmwieHokcuana rpyna (PPO) pasmonmoskena Mexay nBe XuUIpopHITHH

nonueruineHokcuau (PEO) rpynu (PEOX-PPOy-PEOX).

- Hali-nogxonsmusar MeTo 3a CUHTE3 Ha XUOPHUJIHM Marepuaiu, Ipujaraiku 30j-TejiHaTa
TEXHOJIOTUSI € CHKOHJICH3AIMOHHUSAT, Thil KAaTO C€ IMOCTUra IMO-XOMOTE€HHO pa3lpelesicHue Ha
OopraHo(yHKIIMOHATTHUTE TPYIH, MPEAOTBparsBa Ce€ 3allyllIBaHETO Ha I[OpUTe, a KpailHuTe
MaTepUaId ca ChC 3HAYUTEITHO MO-I00pU CTPYKTYPHH M MOPGHOJIOTUYHH XAPAKTEPUCTHKU CIPAMO
T€3W CUHTE3HpPaHU MO Apyru MeToau. ToBa ChIIECTBEHO pa3mIMpsiBa 001acTTa Ha MPUIIOKEHUE Ha

OpraHO-HCOPTraHUYHUTC XI/I6pI/II[HI/I Marcepualiu.

HEJIN U 3AJAYHN

HeJ’ITa Ha HaCTOoAIUsI AOUCEPTAUMOHCH TpyHd €. .CHHTE3 Ha TI/IOJI'd)VHKHI/IOHaHI/ISI/IDaHI/I

MC3O0IIOPECTH  OPTaHO-HCOPTaHWYHH XI/I6‘DI/IIIHI/I Mar€puain 1OoCPCACTBOM CBHKOHACH3AIIMOHHH

peaknuu Mexny BTPTS u TEOS., u BTPTS u BTESE".

3a mocTuraHe Ha MOCTaBEeHATa eI IPE HAC CTOSAXA CICTHHUTE 33/1a9H
- CpaBHHTEIHO M3yYaBaHe BIMSHUETO HA BHa Ha ajgkokcuiaHa (TEOS u BTESE) u HeroBoto
ceoTHOIIeHUEe ¢ BTPTS B nBere cuctemu, KakTo M CTENEHTAa HA CHKOHIEH3AIMs, CTPYKTYPHUTE U

MOP(}OJIOTMYHU XapaKTEPUCTUKU Ha KPAWHUTE TEeITHU MaTepUaIH.

- U3cnenane BiIMsSHUETO HA M3AyBamus areHT (kcwieH) u HeopranmdHara coi (KCI) Bepxy

CTpYKTypara u MOp(OJIOTHsATa Ha KpaiHus opecT XUOpUIeH MaTepual.

- CrpykTypHO ¥ MOP(OJOTUYHO OXapaKTePU3UPAHE HA TEIUTE CJIeJ] CKCTPaKIus Ha
u3noisBanus 1mabnon mocpeacrsom BET, FT-IR, Bc cp MAS NMR, 25i MAS NMR, SEM,

DTA/TG u eneMeHTEH aHAIU3.

To3u mucepranMoHeH TpyA € 4acT OT TpaJAMLIMOHHA M3CJeN0BaTelCka TEMaTHKa Ha KaTelapa
,, JE€XHOJIOTHS Ha CUJINKATUTE .

B karenpara ce mpoBeXIaT CUCTEMHHM M3CIEIABAHMS CBBP3aHU CBbC 30J-TE€JIEH CHUHTE3 Ha
pa3zHoOOpa3HU MaTepHaly, KaKTO U HAKOJIKO M3CIIEOBATENICKH TPYIIU UMAT JABJATOTOIUIIEH OIUT IO
Ta3|u TeMaTHKa.

[Ipe3 mocneaHuTe roAMHU OsiXa YCHEIIHO 3alllUTEHU HSAKOJKO AMCepTaluu B olnacTra Ha
opraHo-Heopranuunute xubpuaau marepuanu: KOs Byesa 2008r., L{perenuna I'epranosa 2010r.

u Huna Benukosa 2015.



Cucrema TEOS-BTPTS

CuHTe3 HA XHOPUIHUTE IeJIn

3a cHHTEe3a Ha TeIWTE OT Ta3M CHCTEMa Ca H3IMOJI3BAHU HPEKYPCOPHUTE TETPACTUIOPTOCHUIIMKAT
(TEOS) - ompexBall areHT, KOMTO H3rpakja HEOpPraHWYHaTa €AMHHUIA U CHIICECKHOKCAHOB
npekypcop buc (tpueroxcucwmmnnponun) terpacyindun (BTPTS), uype3s koiTo ce BHacs
THOETEpHATa Oprano-(hyHKIMOHAIHA TPpyIIa, MoA00psBaIla acOpPOIIMOHHUTE CBOICTBA HA KpallHUTE
MaTepuaH.

Jlo MomeHTa B nuTepaTrypara JMIICBAaT JaHHU OTHOCHO XUOpPUIHM TEIHM MaTepHalu OT Ta3H
CHUCTEMa, CHUHTE3WpaHu ¢ mpeobnamaBamm konmmdectBa or BTPTS mpekypcopa. Ilpu cunTesa
MOPECTUTE TeIHU Marepuain ca usnomsanu nobaBku kato KCl u xcuien c¢ ren momoOpsiBaHe
MopdoJorusiTa Ha KpalHWTE MaTepualid, a Karo IMOporeHepupam] areH e wusnonsBano [1AB
[Tnyponuk P123, koiito e amdudunen 610k chnoiaumep. CHHTE3a Ha MOPECTUTE XUOPUAHU TEIH €
U3BBPIICH B KMCEJIa Cpejia, Karo 3a 1enta e usnoiassana 2M HCI.

Cropen cxemara 3a CHHTE3 Ha renute npejactaBena va dur. 4; 1.2 g P123 u 3.5 g KCI ce pastapsr
B 10 ml nectmimpana Boga u 52ml 2M cosHa KucennHa Ype3 pa3ObpKBaHE ¢ MarHUTHA ObpKaKa
IpHU CTaiiHa TemIreparypa Jo MojyJyaBaHe Ha XOMOTCHEH pa3TBOp, ciell KoeTo ce mpubasst 2.6 ml
KCHJIEH M Pa3TBOpa c€ XOMOTCHHM3HMpa B mpoxbnkeHne Ha | vac. Cren ToBa ce nobass TEOS u
OTHOBO ce pa30bpkBa B HpoabkeHue Ha 1 yac. Hakpas, ce mo0aBAT ChOTBETHHUTE KOJIUYECTBA
BTPTS npu HenpekbcHaTto pa30obpKBaHe B Npoab/bkeHUe Ha | vac u 3arpsBane mo 40 £ 1 °C. Ha
dur. 5 e mpeacraBeHo (opMupaHeTo Ha XUOpUAHATA MpeXa B pe3ylTaT Ha IMPOTHYAIINTE
ChKOHIeH3aMoHHN peakuuu Mexay TEOS m BTPTS mpekypcopa. ChcTaBa Ha CHHTE3UpaHHUTE
renu e mpacraBeH B Tabmuua 1. Ilomyuenara cycnensus ce cymu npu 100 °C 3a 24 uaca.
[ToBBPXHOCTHO aKTUBHOTO BEIIECTBO C€ OTCTpaHsIBa upe3 ekcTpakiys kato 1.0 g oT u3cymeHus rein

ce mucnieprupa B 150 ml etanon, moakucien ¢ 1.7 ml 36% HCI, npu 50 °C 3a 24 vaca.
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Taonuua 1. Cocmasu na cunmesupanume zeau om cucmemama TEOS-BTPTS.

Creran P123 HOH KCI | 2MHCI Xylene | TEOS | BTPTS TEOS BTPTS
o] [mi] | [d] [mi] [mi] [mi] [mi] [mol %] | [mol%]
S1 1.2 10 35 |52 2.6 2.6 1.16 84 16
S2 1.2 10 35 |52 2.6 2.6 3.9 60 40
S3 1.2 10 35 |52 2.6 2.6 5.8 50 50
S4 1.2 10 35 |52 2.6 2.6 7.8 43 57
S5 1.2 10 3.5 |52 2.6 2.6 9.8 38 62
S6 1.2 10 52 2.6 2.6 7.8 43 57
S7 1.2 10 35 |52 2.6 7.8 43 57
S8 1.2 10 e |52 ] 2.6 7.8 43 57
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@Duz. 5. Dopmupane Ha XudpuoHa Mpexca nOCPeOCHEomM RPOMUYAHE HA CbKOHOEH3AUUOHHU PeaKyuu
mexncoy TEOS-BTPTS.

HN3no0a3BaHM TEXHUKH IIPU 0XapaAKTEepU3HPAHe HA KPaiHUTEe XHOPUIHM TeJIH.

TepmorpaBumerpuuen anamu3 (TGA) e wm3BbpuieH ¢ amapar PT1600 TG-DTA/DSC (STA
Simultaneous Thermal Analysis) LINSESIS MessgeratGmbh, Germany Instrument cbc ckopoct Ha
Harpsisane Ha mpobute 10°C min?  BsB BB3MymHAa arMmocdepa. Dypue-TpaHCMHUCHOHHA
uHdpavepena crnekrpockonus (FT-IR) e w3Bbpmena nHa amapar Varian 660-IR spectrometer.

ChabpKaHUETO Ha csipa B requte Oe MOTBBPICHO ¢ momomnTa Ha enemeHnten ananu3 (Elemental
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analyzer SPA Euro Vector EA 3000). Mopdoiorusra Ha renute Oere U3CciIeABaHo ChC CKaHMpala
enekTporHa Mukpockorus (SEM) - amapar Hitachi S-4100. Sixpero marmuren pesomanc 2°Si solid-
state NMR, cniekrpute ca 3amucanu npu 79.49 MHz sepxy (9.4 T) Bruker Avance 400 specrometer.
2%Sj magic angle spinning (MAS) NMR criekrpure ca usmepenu ¢ 40 ps *H 90° mysca, ckopoct Ha
Bbprene 5 KHz u 3akbenenne ot 60 cexynan. “C cross polarization (CP) MAS NMR crekrpure ca
sammmcanu npu 100.62 MHz, 4.0 ps 'H 900 mysica, ckopoct Ha BbpreHe 9.0 KHz u 5 cekyHmu
3aKbCHEHHE. A30T ajcopbironen-aecopoironer (BET) ananus 3a onpenensHe Ha crenupuyHaTa
noBbpxHOCT (ASAP 2020), a pa3npeneeHneTo Ha MOPUTE TIOpa3Mep Ce€ U3UMCIISIBA 110 METO/IA Ha

Barrett-Joyner-Halenda (BJH) ot aecopOiioHHITE KPHBH.

Bausinve Ha KoandecTrBoro Ha BTPTS npexypcopa BbPXYy CTPYKTYPHHUTE U MOP(OJIOrHYHA

XapAKTEPUCTUKHN HA KPallHUTE MaTepHAaJIH.

FT-IR cnextpute Ha remu CUHTE3UpaHH ¢ pa3nuyHu KonuuectBa or BTPTS mpekypcopa
CJIel eKCTPAKUUsl Ha M3MOJI3BaHMA IA0JIOH ca mpeactaBeHn Ha Pwur. 6. B crnekrpure Ha BCHUKU
renm npuchkerBar uBuim okosio 1070, 800 u 450 cm™ TMNHYHY 3a BalCHTHUTE U nedopMalOHHA
Tpenrrenns Ha Si-O-Si Bpp3KkuTe B cHIMKaTHATa Mpeka. MBunara npu 950cm™ mpu ren cbe cheras
S1 e xapakrepHa 3a Tpentenusita Ha Si-OH rpymuTe, KOeTO MOKa3Ba, Y€ KOHICH3AIMOHHHUTE
MPOIIECH HE Ca MPOTEKIU HABJIHO. [Ipu remure cbe cberaB S2, S3, S4 u S5 nHTeH3UTETa HA TO3U
MUK TUIaBHO HamallsgBa ¢ TMOBHINaBaHe KonuuecTBOTo Ha BTPTS mpekypcopa B m3xomHarta cmec.
VBurara npu okono 1240 cm™ xapakrepua 3a Si-C Bpb3ku a nsuara npu 1411cm™ e xapakrepua
3a Tpentenusta Ha Si-CH; Bpb3kHTe, KOSITO TOBHIIABA HWHTEH3UTETA CH C [OBHIIABAHE
komuuectBoto Ha BTPTS mpekypcopa. ToBa € KOCBEHO [OKa3aTelICTBO 3a 3ala3BaHe Ha
OpPraHMYHUTE EIUHUIM OT CHJICECKHOKCAHHHUS MPEKypcop CleJ] Ipoleca Ha eKCTpakIus Ha
mabmnona [nypornk P123. B criekrpuTe mprchcTBa MBHIA mpH okono 3450 cm™ xapakrepna 3a
tpentenusta Ha OH rpynu ot cunanonHute enuHuiy. [IpucbeTBreTo Ha GU3MYECKH aicopOupaHa
BOJA B XMOPH/IHHTE MATepHan O¢ YCTAHOBEHO ¢ mosiBata Ha mBHua npr 1600 cm™ xapakrepHa 3a
nepopmanmonnute Tpentenus Ha H-O-H Bpb3kute. B cnekrbpa Ha cbhctaB S1 To3M HHUK €
Hal-MHTEH3MBEH, JIokaro rpu remute S2, S3, S4 u S5 Toii mmaBHO ce moHmkaBa. Toa ce 00sCHsBA
C TIOBMINIAaBAaHE KOJMYECTBOTO HA BKIIIOUYEHUTE B CHUJIMKaTHaTa MpeKa THOETEPHH TPYMH KOUTO
MOBHINABAT XUAPOPOOHOCTTa Ha XUOPUIHUTE TEIH.
WBurmre npu okomno 2978-2930 cm™ ca xapakrepHu 3a TpentenusTa Ha -CHy 1 -CHs rpymmre,

KOWUTO y4acTBaT B CTPYKTypara Ha CHUJIICCCKUOKCAaHHHA IIPEKYPCOP, a CbIIO TaKa U B MOJICKYJlIaTa Ha
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M3M0JI3BaHMs moporeHepupany areHT [lnmyponuk P123.
3ama3BaHeTo Ha THON-(QYHKIHOHATHHUTE TPYNMH B X
n3nona3BaHoTo [TAB 6e ycTaHOBEHO ¢ HAIMYMUETO HA U

S—-S—u —S—-C- Bpb3kure.

uOpuaHaTa Mpexa Cciel eKCTpaKIHuiATa Ha

Bunute ipu 690 u 565 cm™ XapaKTEPHU 32—

PGSYJ'ITaTI/ITe or MY CIICKTPOCKOIIUA Os1xa IOTBBPACHU OT IIPOBEACHHA CIICMCHTCH aHaJInu3,

pesynTarute OT KOHTo ca mpenacraBeHu B Tabmuma 3. C moBuIIaBaHe KOJMYECTBOTO Ha

TUOJN(YHKIIMOHATIN3UPAHUSI CHIICECKMOKCAHOB MPEKYPCOP ChAbPHKAHUETO Ha cgpa HapacTsa oT 5.8 %

110 30 % cbOTBETHO B reure ¢be cberasu ot S1 o S5.

S1 (16mol%)BTPTS
152 (40Mmol%)BTPTS
S3 (50mol%)BTPTS
] S4 (57mol%)BTPTS
S5 (62mol%)BTPTS
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Duz. 6. U4 cnexmpu Ha 2enu cvce cob

cmaeu S1,S2, S3, S4 u S5.

Tabnuua 2. Ododwenu pesyimamu om nposedenama

HY cnekmpockonus.

BbaHoBO umcI0, M I'pyna
1640 -OH
1240 Si-C
1070 V4sSi-O-Si
950 Si-OH
800 V,Si-O-Si
690 S-S
570 S-C
450 V4Si-O-Si

Tabnuua 3. Pesynmamu om nposedenus eremeHmeHn aHaau3 Ha XuopuoHu zeiu

cve cocmaeu S1, S2, S3, S4 u ES.

CocTaB maca (mg) Cwt% H wt % S wt % TeopeTHYHO OTpPEEIECHO
KoJn4ecTBo S Wt %
S1 1.3430 16.2 3.8 5.8 7.83427
S2 1.9900 17.3 3.6 23.9 19.01244
S3 1.1310 19.7 4.1 27.6 23.69389
S4 2.2650 15.3 3.2 18.6 27.22887
S5 1.8440 20.3 4.2 30.1 29.80844
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Ha ®wur. 7 ca mpencraBeHu 2Si MAS NMR CIIEKTPUTE Ha XHOPUIHUTE TEeIU OT CHUCTEeMara
TEOS-BTPTS cuHTEe3upaHu ¢ pa3Iu4HA KOJMYECTBA OT CHIICECKMOKCAHHHS TpeKypcop. B
CIIPKTPUTE MpHCHCTBAT NUKoBe TipH -110 ppm, -101 ppm u -92 ppm, o3Ha4aBaHU CHOTBETHO KaTO
Q* [Si(0Si)s], Q° [(OH)Si(0Si)3] u Q? [(HO),Si(OSi),], kakro u mukose mpu -57.0 u -66.0 ppm
03HaYaBaHM chOTBeTHH Kato T2 (C-Si(OH)(OSi), ) u T° (C-Si(OSi)s). Te3n maHHM MO KaTeropuyeH
HAYMH MOTBBPKJIaBaT 3ana3BaHeTo Ha Si-C BPB3KHU Cliel EKCTPAKIUSA HAa MOPOrCHEPHUPAIIUS arcHT.
Ipucsererero Ha Q3 Q% u T2 nokasea, Ye KOHICH3AHOHHATE MPOLIECH HE Ca IIPOTEKIIH TOKPAii.
C noBMIIABAHE KOJIMYECTBOTO HA CUIICECKHOKCAHHHS IIPEKypcop MHTeH3MTeTa Ha T MHKOBETe
w1aBHO HapacTBa, a To3u Ha QM ce NOHMKABa KOETO € J0KAa3aTeJCTBO 3a IIPOTHYAHE Ha
CHKOHJICH3AI[MOHHU PEAKI[MU KaKTO B ChCTABHM C HICKHU TaKa U MIPH TaKMBA C BUCOKHM KOHIIEHTPAIIUN

Ha THOI-(QDYHKIIMOHATU3UPAHUS IPEKYPCOpP.

S5 62 mol % BT PTS

S3 50 mol % BT PTS \/_\/\/\‘J\A(
e R R S S e NG SN i —— A~

I\ \ \
S2 40 mol % BT PTS X R

Intensity a.u

S1 16 mol % BT PTS
i 1 1
-250 -200

-150 -100
Chemical shift (ppm)

®uz. 7.”° Si MAS NMR cnexmuvp na xubpuonu zenu cve cocmagu S1,
S2, S3, S4 u S5.

Ha dur. 8 ca npencrasenn *C CP MAS NMR criektpy Ha XuGpuaHATE renu cbe cheras S1 u S5. B
CHEeKTpUTe M Ha JBara TeJIHW Marepuana MpuchcTBaT nukoe npu 12.6, 23.8 u 42.5 ppm
CHOTBETCTBAIIA HA BBIVICPOAHUTE aTOMH HM3TPa)JIalld MOCTOBaTa opraHuvHa rpyna Ha BTPTS
MpeKypcopa, CbOTBETHO B TIOCOKA OT CHJIMIIMEBHSI KbM cepHHsl aroM. [Tukosere npu 17 u 58.6 ppm
ca B pe3yaTar Ha (GU3NUECKH W/WIH XUMHYECKH CBbP3aHU €TOKCH I'PYIU B CHIIMKAaTHATa MpeXa MpH
mpolieca Ha eKCTpakuusi Ha malloHa W Ha He J00po H3CyllaBaHE Ha XUOPHIHUTE Telu.
HabmionaBanute mukoBe or 70 1o 76 ppm ca XapakTepHU 3a BbIVIEPOAHHUTE aTOMH, KOUTO
u3rpaxaar mojekynara Ha [IAB, koero noka3Ba HENBIHOTO MY OTCTpaHsIBaHE IOCPEICTBOM

npuJIaraHusi eKCTPaKIMOHeH mporec. MHTeH3uTera Ha nukoBere npu 12.6, 23.8 m 42.5ppm 3a
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ChCTaB S5 € MO-BUCOK CIIPSIMO TO3H 32 ChCTaB S1 KOETO € B ChOTBETCTBUE C U3XOIHUTE UM ChCTaBH.
ChI10 Taka MHTEH3UTETa Ha nukoBeTe mpu 17, 70 u 76 ppm e mo-HUCHK MpU ChCTaB S5 CHpsIMO
TO3HW Ha ChcTaB S1, KOETO MOKa3Ba, Ye MO-TOJIEMH KomdecTBa octarbuHo [IAB muma B mopectus
marepuan S1. ToBa moxke ma ce oOscHu ¢ HaBiam3ane Ha TEOS MorexkynuTe B MHIIETHATa
xunpuduaHa xkopoHa Ha [IAB, kblIeTO NMpPOTHYAT XHIPOJM3HO- KOHICH3AIMOHHU IIPOLIECH, B

pe3yATaT Ha KOETO 4acT OT IadIoHa OCcTaBa YJIOBEH B IIOPECTaTa CTPYKTYpa.

S1 (16 mol%) BTPTS
7955 (62 mol%) BTPTS
238\ '

76
1

| 425

58

T
100 150

(o] 5‘0
Chemical Shift/ppm

-50

®uz. 8. *C CP MAS NMR cnexmpu na xubpuonu zenu cvc

cvcmae S1 u S5

B3 ocHOBa Ha pe3ynrarute ot nposenennte °C CP MAS NMR u °Si MAS NMR moxe 1a
ce IMpHeMe, Ye CHUHTE3UpAHUTE TelM ca XUOPUIHM OpraHO-HEOPraHWYHM Marepuaiu, KOUTO ce
oTHacAT kpM Kiac 2.

Ha ®ur. 9 ca npencrasenu TG u DTA kpuBuTe Ha XuOpuHU renu cbe cberaB S1, S2, S3, S4 u
S5. 3arybara na maca naOmomaBana npu okosio 100°C ce mbkum Ha m3napsBaHe Ha (QU3MUECKU
CBbp3aHaTa BO/la B IIOpecTara CTPyKTypa Ha Marepuanure. 3arybara Ha maca IpH TemIeparypa a0
100°C ce moHmkaBa C TMOBHIIABaHE XHUAPOPOOHOCTTa Ha XHOpHIHATA CTPYKTYpa, PE3yATar OT
NOBMIIABAHE KOHLIEHTpAIMATa Ha THOJ-OpPraHMYHUTE MOCTOBM TIpynu BHeceHu c¢ BTPTS
npeKypcopa.

3arybara Ha Maca B Temiieparypen uatepsan ot 300 1o 600°C ce 1Ky Ha U3rapsiHe KakTo Ha
OPTaHUYHUTE CTPYKTYPH U3TPaXKIAIIA XUOPUIHHUS MaTeprall Taka i Ha OCTaThYHUTE KOJIMYECTBA OT
P123 cnen mpoueca Ha excrpakius. C moBuinaBaHe KoHueHTpamusata Ha BTPTS npexypcopa B
M3XOTHUTE ChCTABH 3arydara Ha Maca IJIaBHO HapacTBa, karo 3a cketaB Sl e 25 Tern. %, 3a S2 e 40
ter. %, 3a S3 e 45 Tern. %, 3a S4 e 47 Tern.% , a 3a S5 e 49 Tern. %. Te3u pe3ynraru ca KOCBEHO

JA0Ka3arcJICTBO 3a YCIICHIHOTO MPOTHUYAaHC Ha CBbKOHACH3AIMOOHUTE PECAKIINU KAaKTO IPH CbCTaBU C
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HUCKa Taka W TMpPU CHhCTAaBM C BHCOKM KOHIEHTpAIMU HAa THOJI-(QYHKIMOHAIU3UPAHHS
CHJICECKHOKCAHOB TpeKypcop. OT mpeacraBeHHTe TEPMOTPaMHU € OYEBHIHO, Y€ CTAOMIIHOCTTAa Ha
THOJ-OpraHWYHaTa rpyma ce 3ama3sa 70 okoso 300°C BbB Bh3ayIIHA aTMOCdepa.

Han 600°C cpimo ce HaOmomaBa 3ary0a Ha Maca KOSITO C€ JB/DKM Ha OTICNISTHETO Ha BOJA B

peE3yiaTar Ha paspyniaBaHC Ha CUJIAHOJIHUTE I'PyIId Ha CUJIMKAaTHAaTa MpexKa.

Ia 10 4 |
o] $1(16 mol%) BTPTS |4, - $2(40 mol%) BTPTS |,
o] ,. Wight loss 25wt% | . /
B e : 20
] “_ 3.0
| a0 O 3.0
o
| 0o 3 -
L= N 60 0 .50
o] o ol o Wight loss 40wt |«
: \ i G 7.0
4 N a8 8.0
A «10.0
Yy 3 110 i %0
| 13 —
W s 120 100 ‘oo
™ T SE— - S— S— Sa— 4130 e T T T «11.0 %
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o 3 $3(50 mol%) BTPTS | |~ 1 $4(57 mol%) BTPTS | k]
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' \ $5(62mol%) BTPTS .
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s ' -2.0
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15| -
-20 i
<100
-25 I T 1 T 1.0
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Temperature °C

@uz. 9. TG u DTA kpusume na xuopuonu 2enu cvc cocmag S1, S2, S3, S4 u S5.

Ha ®wur. 10 ca npencraBeHu a30T aaCcOPOIIMOHHO-ICCOPOIMOHHUTE U30TEPMHU Ha TEJIU ChC
cberaBu oT S1 o S5. Cropen IUPAC kiacudukanusara nzorepmurte ca ot Tun IV xapaktepHn 3a
ME30IMOPECTUTE MaTepUam, ¢ pa3Mepu Ha mopute ot 2 10 50 nm.

dopmupaHara XUcCTepe3WCHa NpuMKa 3a cberaBure S1, S2, S3 m S4, cmopen mo-rope
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crioMeHarara Kiacupukanus ce oTHacaT KpM THO H2, a Ha cbecraB S5 xpM Tum H3.
XwucrepesucHara npumka tTun H2 e xapakrepHa 3a nopu ¢ ¢popmara Ha OyTmiika, a Tun H3 3a mopu ¢
dbopmara Ha emHaTUHH. Te3u pe3ynTaru mokas3art, 4e KoHneHTpanusaTa Ha BTPTS oka3Ba BnusHue

BBpPXY MOP(OJIOTHATA Ha TEIUTE U TO-CIEIHAIHO BEPXY (hopMara Ha MOPUTE FM.

140 s S1{16mol WBTPTY  35) S2(40 mol%)BTPTS 6 5 S3(50mol%)BTPTS
mm- el / 30 ) _./ 5 i
o 1004 I ‘ s el d o - "". oy
) g 2 s 4 T et
0 80 | ! E 20 B RE / I g E R ] l ,".I.
N v I ¥ 0 pore diameter, m o Q pore diameter, nm / "
Q pore diameter, nm r 0 ¥ o 3 .
g 604 £15 [ £ {d
- v s 3 "
o 40 / a -31.0- 3 21 /!‘
> a® S S >
20 Ink Bottle 054 " e
o . 14
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Duz. 10. A30m adcopoyuoHHO-0ecopoOyUOHHYU U30MEPMU U KPUGU HA pa3npedenenue Ha
nopume no pazmep Ha zeau cvce cvcmaeu S1, S2, S3, S4 u S5.

CroiiHOCTUTE HAa TEKCTypaJIHUTE XapaKTepUCTUKU OT nposeneHus bET ananu3 ca npencrasenn
B Tabmumna 4. C nmoBumaBaHe ChIbPKAHUETO Ha TeTpacyadus yHKIIMOHATU3UPAHUS TIPEKYPCOP
HACTBHIIBAT 3HAYMTEIHO MOHMXKaBaHE Ha CBOOOJHATAa IMOBBPXHOCT M o0eMa Ha IOpUTE, KOETO
MOKa3Ba, Y€ KOJMYECTBOTO HA CUJICECKHOKCAHHHUS IPEKypcop OKas3Ba BIHMSHUE BBbPXY
MopdoJI0TrHUsITa Ha requTe. 3HaUUTETHOTO MOHMKAaBaHe Ha CTOMHOCTUTE Ha CBOOOIHATa OBBPXHOCT
u o0ema Ha TMOpPUTE MOXKE Jla ce O0SCHU C I'bBKAaBOCTTAa Ha XMOpUJHATA CUJIMKAaTHATA Mpexa C
yBennuaBaHie Ha BTPTS xonmuecTBo, KOETO BOAM [0 MPENOTBPATSIBAaHE pa3pylIaBaHETO Ha
XuOpuaHaTa Mpea NpHU TMPOIECUTe Ha EKCTpakUus Ha I[abjioHa M CYIIEHETO Ha TeIHUTe
MaTepHalIH.
CepuiecTBeHH HW3MEHEHHS] B pamepa Ha TIOPHTE C IOBHINABaHe KoHIEHTpammsta Ha BTPTS

IMpEKypCcopa HEC HACTBIIBAT. Tora Haﬁ-BepOﬁTHO CC MObJKM Ha MPUCBCTBUCTO HA OCTATBYHU
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konuecTBa oT P123 B mopuTe Ha Marepual, MOTBBPACHO C TPOBEICHUS B3C CP MAS NMR ananus.
KpuBure Ha pasnpeaeneHue Ha TOPHUTE 1O pa3Mep MoKa3BaT GopMHUpPaHe HA TECEH CUMETPHUCH MUK
3a cheTaBu ¢ kKoHmeHTpaiusa Ha BTPTS 50 mol %, koeto moka3sBa, ue MOpUTe B XUHOPHIHUTE TEIH Ca

¢ OJIM3KH pa3MepH.

Tabnuya 4. Cmoiinocmu Ha meKCmypainume XapaKmepucmuxku
om npogedenusn BET ananu3s 3a cecmaeu S1, S2, S3, S4 u S5.

Sample Sger Mg Viotal CM*/g | Daverage NM
S1 85 0.19 3.8
S2 3 0.005 3.6
S3 6 0.008 3.3
S4 <2 0.001 3.1
S5 <2 0.004 3.5

3a wu3yyaBaHE BIMAHUETO HAa KOHIEHTPAIUATa HA CHJICECKHOKCAHHUS TIPEKYpPCOp BBPXY
Moponorusta Ha reaute € nposeaeH CEM, uzobpaxeHusara ot Koito ca npeacrasenu Ha Our. 11.
N3o0paxenusita 3a chcTaB S1 moka3Bar (opmupanHe Ha cioecta MOpPQOJIOTHS ChCTaBEHA OT
yactuuu ¢ pazmepu ot 100-150 nm. IIpu cberaB S2 ce HabnronaBa U3raxkaaHe Ha TOBBPXHOCTTA, a
pa3mepa Ha yactunute € okoso 250 nm. CEM u3o0pakeHusTa Ha chCTaB S3 MoKa3Bar arperati Ha
yactuiu ¢ pasmepu oxono 400 nm. M3oOpaxkeHusita 3a cberaBu S4 W S5 mokas3Bar Hal-TiajKa
MOBBPXHOCT B CPaBHEHHE C OCTAHAIIUTE Telld, KOETO MOTBHP)KAAaBa PE3YATATUTE OT MPOBEIACHUS

BET ananus.
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@uz. 11. CEM uszobpascenun na xubpuonu zenu cvc cvcmae S1, S2, S3, S4 u S5.

Biausinne Ha 100aBKHTE BbPXY CTPYKTYPHHUTE H MOD(l)OJIOI‘I/I‘lHI/I CBOIICTBA HA MATEPHAJIHUTE

cuaTesupana ¢ 43 mol% TEOS u 57 mol% BTPTS.

FT-IR cnextpure Ha XUOpPHUIHUTE TEJHM MarepHald CHUHTE3UPAHU ChC U 0e3 J00aBKU clef
eKCTPaKLMs Ha U3I0JI3BaHMs IOPOreHeprpall areHT ca nokazanu Ha @ur. 12. TlosBara Ha UBUIUTE
npu 1240, 690 u 571 cm™? nokasear, e moGaBKWTE HSMAT paspymuTeneH e(eKT BBpXY
OpraHo(yHKIIMOHAJIHATa MOCTOBA I'PyIa Ha CUICECKUOKCAHHUS ITPEKYPCOpP.

B criekTpuTe Ha BCUYKHU ChCTABH Ce MOABSBAT WBHIIUTE Tipu okojio 1070, 800 u 450 Cm'l, OBIDKAIN
ce Ha BaJIeHTHH U jaedopmanioHHu TpenteHus Ha Si-O-Si Bpb3kuTe B KOHJCH3HMpaaTa CHIMKaTHA
mpexa [172, 231, 232]. B crekrbpa Ha chcraB S4 umHTeHsuTeTa Ha mBhmara mpu 800 cm™ e
10-BHCOK OT TO3H mpH 690 CM™ koeTo Mmoka3ea, ye MPH IHOBPEMEHHOTO MPHCHCTBHE W HA JIBETE

}106aBKI/I CTCIICHTA Ha KOHACH3alrA € IMO-BHUCOKA OT Ta3nh Ha CbCTABUTC CUHTC3UPAHU 0e3 21063BKI/I.
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Te3u pe3yaTaru ce MOTBHPXKIABAT U OT MPOBEJCHUS CICMEHTEH aHaJIU3, PE3yITaTUTE OT KOWTO ca
npenctaBeHu B Tabnuma 5. SIcHO ce HaOmromaBa moBHINIaBaHE KOJMYECTBOTO Ha csiparta oT 18.6 mo
37 tern. % . Ha Ga3a Ha Te3um pe3yjaTaTH MOXKEM Jia 3aKJIFUUM, 4e JO0OaBKUTEC OKa3BaT BIUSHHUC

BbPXY CTCIICHTA HAa KOHACH3allUA.
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@ue. 12. HY cnekmpu na 2enu cunmesupanu ¢ u 6e3 0ooasku om kcunen u KCI

Taonuya 5. Pesynmamu om Enemenmen ananus na zen S4 cunmesupan ¢ oooasku KCl u
kcunen; S6 — ¢ kcunen; S7 — 6e3 kcunen u 2en S8 — ve3 KCl u kcunen.

CocTaB maca,(mg) | C,wt% | H,wt% | S, wt% Teoperuuto
KOJINYECTBO
Swt%
S4 2.2650 15.3 3.2 18.6
S6 1.1870 22.9 4.2 30.3
S7 0.9010 21.9 4.1 27.7 212
S8 1.3970 22.9 4.1 37

2Si MAS NMR CHeKTpH Ha CHHTE3WpAHWTE XHOPHIHH MaTepuaid ¢ H Oe3 100aBKH ca
npeacraseHd Ha Pur. 13. B cnekrpute ce Habmronasar, pe3oHaHCHH mukoBe mpu -110 ppm, -101
ppm crotercrBamm Ha Q* [Si(0Si)s] 1 Q° [(OH)Si(OSi)s] crpykTypHu enuuuum. B crekrpute
TPHCHCTBAT M APYTH JBA [IHKA IPH OKoiIo -66 ppm u -57 ppm croreercrpamm Ha T° [(Si0)*SiC] u
T? [(Si0)X(OH)SiC] cTpyKTypH H3rpacmamy rennute Marepuand. IlosiBara Ha mmkosere T
notebpkaaBa pesyararure oT FTIR ananus, ue oprannynust cuinad (BTPTS) e rpaguBHa yacT ot
cTpykTypara. ToBa o3HauaBa, uye Marepuanute, ciuel ekcrpakius Ha [IAB ca or kmac II
OpraHo-HeOpraHWUYHH XuOpuau. MiHTeH3urera Ha Q4 MHKa MPpU CbCTaB S4 € Mo-BUCOKa OT QS, KOETO
[I0Ka3Ba, Y€ €IHOBPEMEHHOTO NPHUCHCTBUE HA KAJIHEB XJIOPUJ M KCUJIEH BOAM /10 NOBHILABAHE HA
CTENEHTA Ha KOHICH3aIWs. B CIeKTpuTe HA APYrHTEe ChCTABH MHTEH3WTeTa Ha Q° € 1M0-BHCOKA OT

To3u Ha Q”, ¢ KOETO ce MOTBBPkIaBAT pesynTarute o mposeaenns FTIR anaus.
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®uz. 13. *°Si MAS NMR CHEeKmpu HA CUHmMe3UPanume XudpuUOHU Mamepuaiu ¢ u 6e3 000asxu.

Ha ®ur. 14 ca npeacraBeHn a3oT aJCOPOLMOHHU-IECOPOIIMOHHUTE N30TEPMH Ha MPoOHUTE ¢ U 0e3
nob6aeka. Cropen IUPAC xknacudukamusaTa H30TEPMHTE C€ OTHAcAT KbM Tul IV, koero e
XapakTEpHO 3a Me3omnopectute cTpykrypu. CberaBu S4 u S6 moka3Bar XHCTEpE3UCHA MPUMKA THIT
H2 xapxrepna 3a mopu ¢ ¢opmara Ha OyTWiKa, JIOKaTo Impu cheTaBu S7 M S8 XucTtepesncHara
npuMka ¢ Tin H3 xapakrepHa 3a mpopu ¢ ¢opmara Ha [EMHATHHU. Te3u pe3yiaTaTH IMOoKa3Bart, 4ue
M00aBKHUTE OKa3BaT 3HAYMTEIHO BIUSHUE BbPXY GopMmara Ha MOPUTE B ME30IMOPECTUTE XHUOPUIHU
MaTepuaJId M HE OKa3BaT BIUSHUE BHPXY TEKCTypaTa CIOpe CTOWHOCTUTE MPEJACTABCHH B Ta0JIMIIA

6.
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Duz. 14. Az3om aocopouuonnu-oecopoyUOHHUmME U30OMEPMU U PA3NpedeieHUe

Ha nopume no pasmep Ha cecmasume CUHmMe3Upanu c u 0e3 0obaesKa.

Tabnuya 6. Cmoitnocmu na mexkcmypainume XapaKkmepucmuKu

Ha cbcmagume cunmesupanu ¢ u oe3 ooovaska (S4, S6, S7 u S8).

Cvemas | Sger (MQ) | Vi (€M®/Q) Daverage (NM)
S4 <2 0.001 3.1
S6 3 0.006 35
S7 <2 0.006 3.1
S8 <2 0.006 3.1
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Cucrema BTESE-BTPTS

Cunre3 Ha XHOPUJAHM TeJIH.

B Tasum cucrema remHutre Marepuald ca CUHTE3MPAaHU C €IHOBPEMEHHOTO Yy4acTHE Ha JBa
MOCTOBU CHJICECKUOKCAaHHHM IpeKypcopa, eauHuss ot kouto ¢ BTPTS c¢ koitto ce BHacs
THON-(DyHKIIMOHAJTHATA TpyMa, a BTopus npekypcop e 1,2-6uc (tpuerokcucunuin)erad (BTESE), ¢
KOWTO JONBJIHUTEIHO C€ BHACAT OpPraHMYHU €AMHMLIM B CHJIMKaTHara Mpexa. /lo mMomeHTa B
JauTeapTypara OTChCTBAT JAHHU 3a XMOPHUIHM T€IHM Marepualyd CHUHTE3UPAaHU B Ta3M CHCTEMa C
npeobnanasaiy KoHueHTpauuu or BTPTS npekypcopa, koeTo € 1 ocHOBHaTa pUYKUHA J]a HACOUUM
BHUMAHHUETO CH HMMEHHO B Ta3M Iocoka. Kakro B mpeauiiHara cucTeMa U TyK € H3CIIEABAHO
BIMsiHUETO Ha no0aBkuTe oT KewiieH 1 KCl BbpXy CTpYKTYpHO-MOP(]OIOTHYHUTE XapaKTEPUCTHKU
Ha KpaiiHute renHu marepuanu. Karo nmoporenepupai areHt e usnonssaHo ITAB ot cemeiicTBOTO
Ha [lnyponunure, a umenno P123. 1 B Ta3u cuctema reiure ca CUHTE3MPAHU B KUCENA cpefa C
U3I10J13BaHE Ha COJIHA KUCEIIMHA.

Cxemara Ha CUHTE3 Ha FeJIHUTE MaTepuaiy € npejacraBeHa Ha @ur. 15, a cbcTaBa Ha renuTe oT
Ta3u cucTeMa ca npencraBeHu B Tabnuia 7. ['enHuTe Marepuanu ca cuHTe3upanu karo: 1.2 g P123
u 3.5 g KCI ce paztBapsar B 10 ml nectunupana Boma u 52 ml 2M HCI u cnen ToBa ce pa3obpkBa ¢
MarHuTHa ObpKalika IMpH CTaifHa TeMIepaTrypa J0 HaIbIHOTO UM pa3TBapsHe. [Ipubassr ce 2.6 ml
KcuiieH B pa3tBopa Ha [IAB karo ce pa30obppkBa B npoabinkenue Ha 1 gac. Cnen ToBa ce no0aBs
BTESE u otHOBO pa3TBOpBT ce pa30obpkBa 3a 1 yac. Hakpas, ce 100aBAT pa3iuyHM KOJIMYECTBA
BTPTS c nenpexnscHaro pa3obpkBane npu 40 + 1°C 3a 1 yac. [lonyuyeHara cycneHs3us ce Cyuu npu
100°C 3a 24 gaca. Ha ®ur. 16 e npencraBeHo popMupaHeTO Ha XMOpUIHATA MpeXa B pe3yliTaTr Ha
MPOTHYANTUTE ChKOHCH3AIMOHHN peaknnn Mexxay BTESE u BTPTS npekypcopa. [ToBspXHOCTHO
AKTUBHOTO BELIECTBO M3II0I3BaHO KaTo MOPOTE€HEPUpAILl ar€HT C€ OTCTPaHsABA Ype3 HAKUCBAHE KaTo
1.0 g ot uscymienus ren ce aucneprupa B 150 ml eranon mogkucnen ¢ 1.7 ml 36 % HCI, npu 50°C

3a 24 yaca.
KCHJIEH /@ BTESE /é) BTPTS @
P123 i Vi 4
KCl / //

N
& oo il
: s =l

Kceporen

/ / \ \
H.O0 / \ pasTBapsiHe xomoreumsupaﬂe \ Xuaponusa KOHAeH3auusa j CYIIJeHe
2 \ fo= = = =

2M HCl/

ﬁ&”l‘;@»\
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@ue. 15.Cxemama na cunmes na zernume mamepuanu om cucmema BTESE-BTPTS.
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Duz. 16. Dopmupane na Xubpuona mpeca ROCPeOCHmEoM NPOMUUAHE HA CbKOHOCH3AUUOHHU PEaKyUU
Mmedxncdy BTESE-BTPTS.

Taﬁﬂuua 7. Cbcmaeu Ha cunmesupanume zenu om cucmemama BTESE-BTPTS

P123 HOH | KCI 2M HCI | Xylene BTESE | BTPTS | BTESE | BTPTS
Creras g [mil | o] | [mi] [mi] | [m] | [m] | [mol%] | [mol%]
El 1.2 10 35 52 2.6 2.6 1.16 75 25
E2 1.2 10 35 52 2.6 2.6 3.9 48 52
E3 1.2 10 35 52 2.6 2.6 5.8 38 62
E4 1.2 10 35 52 2.6 2.6 7.8 30 70
E5 1.2 10 35 52 2.6 2.6 9.8 27 73
E6 1.2 10 52 2.6 2.6 7.8 30 70
E7 1.2 10 35 52 | ... 2.6 7.8 30 70
E8 1.2 10 52 | ... 2.6 7.8 30 70

Bausinue Ha koHuenrpamusara Ha BTPTS npekypcopa BLPXY CTPYKTYPHHUTE H

MOD(]_)O.]'[OI‘I/I‘IHH CBOMCTBA HA KPAWHUTE reJIHM MaTepUaJn.

FT-IR cnexrbpute Ha cberaBu El, E2, E3, E4 u ES npencraBenn Ha ®ur. 17 nmoka3sar mmpoka
uBuna mpu okomo 3450 cm™ u gpyra meuma mpum 1600 cm™ xapaxrtepn 3a HyO momekymu
3aIbpKaHA B TIOPECTUTE MaTpuaid. VHTEH3WTeTa Ha TE3W MBHIM IUIABHO CE€ TOHWXKaBa C
MOBHIIIABAHE KOHIIEHTpALUATAa HA THUOJI(DYHKIMOHAIM3UPAHUS HPEKYypcop, KOETO ce OO0sCHsBa ¢
MOBHIIIABAHE CHABPKAHUETO Ha XUAPOPOOHHUTE THOI-OPTaHWYHH TPYIH H3rpakaaiy aMmopgHara
Mpexa. B crnencTBue Ha TOBa ce MOHM)KaBa KOJIMYECTBOTO Ha copOupaHara Boja. Musumara mpu
911 cm™ XapakTepHa 3a TpenrteHusta Ha Si-OH Bpb3kuTe noKa3Ba, 4e KOHJIEH3alIMOHHUTE MPOLIECH
HE ca IPOTEKJIH J10 Kpail.

Nsunure nipu 2928 u 1411 em’? JIoka3Bat npuchcTBUEeTO HAa CH, rpynure, KOMTO U3rpa)kaaT KakTo
MOCTOBHUTE T'PyNH Ha CHJICECKHMOKCAHHUTE IMPEKypCOpH, Taka W B MOJIEKyJaTa Ha M3MOJI3BaHUS
nopore”epupany areHt [lnyponuk P123.

WHTEeH3uTeThT Ha TE3W HUBUIM C€ I[OBUINABA C IMOBMIIABaHe KOHLEHTpauusta Ha BTPTS

peKypcopa, KOeTOo MOKe Ja Ce ThbKyBa KaTo IOTBbP)KJIEHHE 3a YCHEIIHOTO BKJIIOYBAaHE Ha
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opraHo(yHKI[MOHAJTHaTa Tpyla B CWJIMKAaTHaTa CTPYKTypa. B cmekTpute mpuchCcTBa MBHILA TpU
1245 cm™ xapakrepna 3a Si-C BpB3Ka, KOCTO ¢ YKa3aHHe, 4e CHHTE3MPAHHTE Il ca XHOPHIHHA
CTPYKTYpPH.

IIprcherBreTo Ha Si-O-Si Bph3KHTE € MOTBBPACHO ¢ mosBara Ha uBHuy npr 1105 cm™ u 465 cm™,
KOETO JI0Ka3Ba MPOTUYAHETO HA KOH/ICH3AllMOHHU peakluy. 3ara3BaHeTo Ha -S-S- u -S-C- Bpb3KHUTeE,
KOWTO ca BKIIFOYCHH B CUJIMKaTHATA Mpexa 0e yCTaHOBEHO ¢ TosiBaTa Ha uBHIa mpu 690 cm™.
HNHTeH3uTeTa Ha WBHIATA IPU 911cm™ xapaktepHa 3a Si-OH ce moHm)kaBa C ITOBHILIABaHE
koHueHtpanusta Ha BTPTS mpekypcopa 10 62 mol%, noxaro npu cberaBu E4 u ES, cuntesupanu
cpoTBeTHO ¢ 70 1 73 Mmol%, uHTeH3UTEeTa HA MBHIIATa HapacTBa. Ha 0Ga3a Ha Te3u pe3yaTatd MOXKeM
Jla 3aKJIF0YHM, Y€ CTCTICHTa Ha KOHJICH3aIlMs CE IMOBUIIIaBa C MOBUIIaBaHe KOHIeHTpanus Ha BTPTS

10 62 mol %, cien KoeTo ce MOHMKaBA.

E1 (25 mol%) BTBTS
E2 (52 mol%) BTPTS
E3 (62 mol%) BTPTS \
E4 (70 mol%) BTPTS e
ES (73 mol%) BTPTS el

8 E2 \/
E1
3 E3
8 E5
=
(2]
o
S
-

2928
1110
1024

(=3
[*s3
)

b T ¥ T L T . T ' T d T " T . T
4500 4000 3500 3000 2500 2000 _ 1500 1000 500
Wave number cm”

@uez. 17. FT-IR cnexkmuvpu na cocmasu E1, E2, E3, E4 u ES5.

B Tabnuma 8 ca mpeacTaBeHH pe3ylNTaTUTE OT MPOBENEHUs eJNEeMEHTEH aHaiu3. Bceuuku
CUHTE3HUPAHU I'CJIN CbABPKAT CApa, YHACTO KOJIMUCCTBO HApaCTBa C IOBHUIIABAHC KOHICHTPpALUATA HA
TUON-CHIBPXKAIIMS  MPEKYypcop, KOWTO ydacTBa B CHKOHJICH3AIMOHHUTE pEAKIUH IpU
KoHIIeHTparuu 10 73 mol%. CienoBarenHo ¢pynknuoHanaute rpynu Ha BTPTS ce 3ana3sar cnen

nmponeca Ha CKCTpakKI v Ha P123. Te3u pe3yiTaru ca B CbOTBETCTBUC C PE3YIITATUTEC OT NPOBCACHUA

FT-IR anamus.
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Taonuuya 8. Pesynmamu om npoeedenus e1emMeHmen aHaiu3 Ha CbCmagu
El, E2, E3, E4u ES5.

Maca Ha S TeopuTu4HO
CncraB | mpodara | C% | H% (ter. %) KOJIMYeCTBO S
(mg) =70 TB.%

El 1.18 115 | 24 1.47 11.75
E2 141 209 | 3.88 21.88 24.98
E3 0.70 249 | 4.64 23.40 29.61
E4 2.10 2251 4.30 25.83 32.81
E5 0.80 23.7 | 4.46 30.04 35.06

2Si MAS NMR cnektpute Ha cbeTaBu OT E1 1o ES ca nmokazanu na ®ur. 18. Curnanure
npu -58,5, -66,0 ppm ca o3HaueHu cvorBerHO Karo T2 ((C-Si(OSi),(OH)), u T® (C-Si(OSi)s)
CTpYKTypHu. Pe3ynrarure mo KaTeropMyeH HadWH JO0Ka3BaT MpUChCTBUETO Ha Si-C B xuOpuaHara
crpykrypa u nuncara Ha Q" [Si(OH)4(OSi)4.n] nukoBe, uMUTO CUTHANIM OOMKHOBEHO ce HAaOII0aBaT
B oOxBara ot -92 u -110 ppm. Te3u pe3ynararu MOTBBPKIABAT, Y€ HE € HACTHIIIIO Pa3KhCBAHE HA
Si-C Bpb3ka Ha BTESE u BTPTS npexypcopuTe npu CUHTE3a Ha TeIuTe U eKCcTpakiusTa Ha [TAB.
C noBumaBane koHueHtpanusra Ha BTPTS unTensurera nHa T HapacTBa JI0KaTo TO3W Ha T? ce

INOHUIKAaBa, KOCTO ITOKa3Ba IMOBUIIIABAHC HA CTCIICHTA HAa KOHACH3AlUs MCKAY CHUJICCCKUOKCAHHUTC

PEKyPCOPH.

E1 (25 mol% BTPTS)

E2 (52 mol%) BTPTS
L=shec il LR

Intensity a.u

E3 (62 mol%) BTPTS

E4 (70 mol%) BTPTS

——

-250 -200 -150 -100 -50 o] 50 100 150 200 250
Chemical shift /ppm

®uz. 18.2°Si MAS NMR cnexmpu na cocmaesu om EI oo ES5.

B3C CP MAS NMR cnekrpute Ha chetaBu E1 m ES ca nmpencraBenn na ®wur. 19. ITukosere npu 12,
22 uw 42 ppm CBHOTBETCTBAT Ha BBIVIEPOJHUTE aTOMM M3TPaXKIAlld MOCTOBaTa TIpyla Ha
THOI-QYHKIIMOHATU3UPAHUs cuiicecknokcanoB mpekypcop (BTPTS). IMuxksTt mpu 5 ppm e
XapKTepeH 3a eTokcu MoctoBara rpyna or BTESE mnpekypcopa. Te3u pesynraru poka3Bar

3alla3BaHCTO Ha LAJIOCTTAa Ha MOCTOBHUTC I'PYIIM W HA JBara MPEKypcopa 10 BpEME Ha CHMHTC3a Ha
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TeJIM U CJIe/] eKCTPAKITUS Ha U3IMOI3BaHusI madion P123.

[MuxbsT Npu okoso 16 ppm ce ABIKKM HAa METUICHOBU TPYNH, KOETO MOXE J1a € pe3yaTar Ha
HEMPOTEKBJI A0 Kpal XUAPOIU3EH MPOLEC UK OT ocTaTbuHu Mojiekyin Ha [IAB. Coino Taka, Te3u
CHUTHAJIM MOXKE Jla Ca U B PE3YATAaT Ha OCTarb4eH (U3MYECKU CBBP3aH €TAHOI MOpaju He J00po
n3cymmanane Ha requre. Cinabure curaanu npu okojo 70.5 u 75.6 ppMm ce abJDKaT Ha BBITICPOIHHUTE
aromu oT Mmozekynara Ha [IAB P123, koero moka3Ba HEI'BJIHO OTCTPaHSBAaHE HA TMOBBPXHOCTHO
AKTUBHOTO BEIIECTBO 110 BpEME Ha Mpoleca Ha eKCTPaKIIHSL.

WuTen3urtera Ha nukosere npu 12, 22 u 42 ppm e no-Bucok npu cberaB ES orkonkoro npu El,
KOETO 03HauaBa, Y€ ChKOHJICH3AlIMOHHUTE MPOLECH MEXAY JIBaTa MpeKypcopa MpoabbKaBaT U Mpu
BUCOKH KoHIleHTparuu Ha BTPTS (1o 75 mol %).

J[Si Si

=Si-CH,CH,-Si=

\
\
\

Intensity a.u

103

e

7\

=

o

50
Chemical shift /ppm

100

®uz. 19.° C MAS NMR cnekmpu na zenu E1 u E5.
Pesynrarure oT TepMOrpaBUMETpUYHMS aHAIHU3 ca mpenctaBeHu Ha dur. 20. 3arydara Ha Maca 10
150 °C ce mpKHM MIaBHO Ha OTCTpaHsBaHE Ha (u3myecku aacopOupaHa Bona oT marepuanure. C
noBuINaBaHe kKoHueHTpanusta Ha BTPTS 3ary6ara na maca no 150°C ce monmxkaBa. 3aryoute Ha
maca HacTbnBauM ot 300 u 600°C ce abKaT Ha pa3pylllaBaHe HA MOCTOBUTE OPraHUYHU IPYIH OT
CUJICECKHOKCAHHHUTE TMPEKYPCOPH H3rpa)xJally XUOpHIHATa CTPYKTypa Ha TEIHUTE MarepHalu.
[Tpu cwcraBute E1, E2, E3, E4 u ES 3ary0ara Ha maca e choTBeTHO 25%, 42%, 45 %, 47 % u 49 %.
Bb3 ocHOBa Ha MpencTaBEeHUTE pe3ylATaTH MOXE Ja ce KakKe, uye CHUHTe3WpaHuTe XHOpHau ca

crabunnu 10 300°C BB Bb3ayIIHA aTMOChepa.
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Duz. 20. Tepmozpasumempuuen ananus na zenu cve cocmae E1, E2, E3, E4 u ES.
A30T ancopOIMOHHO-AECOPOIIMOHHITE N30TEPMHU U KPUBH Ha PA3NpEIeICHUE Ha TOPUTE 110 pa3Mep
Ha renmre El, E2, E3, E4 u E5 ca npeacraBenun B @ur. 21. Cnopen IUPAC knacudukamnmsata
M30TEPMUTE CE€ OTHACAT KbM THI |V, XapakTepeH 3a Me30MOpPEeCTUTE CTPYKTYpH. XUCTepe3nucHara
npumMka Ha cbetaBute E1 u E2 ce onacs kM Tun H2 |, xapaktepeH 3a nopu ¢ gpopmara Ha OyTHIIKA.
Bunbst Ha xucrepesucHara npuMka Ha cberaBu E3, E4 u E5 ce ornacs kM tun H3 xapakrepen 3a
MOpY HanmoA00sSBaIIM IEMHATUHU. Te3u pe3ylTaTu MOKa3Bart, 4e ¢ MOBUIIIABaHE KOHIICHTpAlUATA Ha
BTPTS nacteBar mpomenu BBB (opMmara Ha MOPUTE KAKTO M B CTOMHOCTHTE Ha CBOOOIHATa
MOBBPXHOCT U 00eMa Ha MOpPUTE Ha reuTe, KOUTo ca mpenactaBeHu B Tabnuna 9. ToBa Moke 1a ce
O0SICHM C TNOBHIIABaHE I'bBKABOCTTA HA CHJIMKAaTHATa MpeXa C yBEIWYaBaHE KOHIICHTpALMATa Ha
BTPTS, kosTo mpenorBparsiBa pa3pyllaBaHeTO Ha XHUOpUIHATa CTPYKTypa IpH Ipoleca Ha
eKCTpaKIMsi Ha MOBHPXHOCTHO AaKTHBHOTO BEIIECTBO M II0 BpeME Ha Ipoleca Ha CyIICHE.
Hannuuero Ha octarpuHu KoiuuecTBo P123 B mopute, KoeTo Oerie MOTBEPACHO OT B¢ cp MAS
NMR, e ocHoBHara mpuuymHa 3a ONM3KUTE CTOMHOCTH Ha pa3Mepa Ha moputTe. Pesynrarute
MpeICcTaBeH! B Tabnuia 9 MOTBBPKIABaT, 4e THON-(YHKIMOHATH3UPAHUTE OPraHO-HEOPTraHUYHU
XUOpHIHN MaTepuaiu ca Mme3onopecTn. KpuBuTe Ha pasmpesneieHHe Ha IOPUTE IO pa3Mep
dopmupar MUK KOWTO € TECEH M CUMETpHUeH NpH KoHeHTpauuu Ha BTPTS no 62 mol%, koeto e
JIOKa3aTeJICTBO 3a TMOAPEIHOCT Ha mopure B Marepuanute. C MOBHIIABaHE KOHICHTpAIMATa Ha
BTPTS nuxsT ce ymmpsiBa, NOsSBABAT ce APYrH MUKOBE KOETO MOKa3Ba BIIOIIABaHE MOAPEICHOCTTA

Ha IMOPUTE B MAaTCPHATINUTE.
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Duz. 21. A3o0m adcopouuoHHo-0ecopoyUOHHY U30MEePMU U KPUBU HA PA3npedeieHue

Ha nopume no pasmep na zenume E1, E2, E3, E4 u ES.

Taonuya 9. Cmounocmu Ha mekcmypaaHume XapaKmepucmuKku Ha Xuopuonu

2enu cve cvemae E1, E2, E3, E4 u ES.

CberaB Sger m?/g Viotal Mg Daverage NM
El 294 0.61 3.7
E2 114 0.22 3.7
E3 26 0.05 3.7
E4 2 0.005 3.6
E5 <2 0.006 3.1

Bausinue Ha ﬂOﬁaBKI/ITe BbPXY CTPYKTYpaTa M MOP(}0JI0riTa HA MATEPUAJIUTE CHHTE3MPAHHU C

30 mol % BTESE u 70 mol % BTPTS.

FT-IR cnexTpute Ha renuTe CUHTE3UpaHu ¢ U 0e3 1oOaBku ca mokazanu Ha Owur. 22. B cnekrpure
Ha BCUYKH TE€IM CJell €KCTpakuMs IpucbeTBar usuuute npu 1095 u 456 cm™ XapaKTepHU 3a
BAJICHTHUTE M JedopmMannoHHu TpenteHus Ha Si-O-Si Bpb3KUTE Ha KOHJCH3MpaHaTa CHIIMKAaTHA
Mpexa. 3ama3BaHeTo Ha UBHIMTE okoio 1245 u 690 cm™, komro ca xapakrepau 3a -S-C- u S-S
BPB3KHUTE O3Ha4YaBa, 4e JOOABKUTE HE OKa3BaT BIMSHUE BbPXY OPraHUYHUTE CTPYKTYPHH E€AUHHIIN
Ha cuiceckuokcanHus mnpekypcop BTPTS. Hamuumero Ha cdpa a ciegoBarenHO M Ha
TUON-(PYHKIIMOHAIHU TPYHH € MOTBBPAEHO OT JaHHUTE 3a €JIEMEHTEH aHajlu3 IPEeICTaBEeHU B

Ta6muna 10.
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@ue. 22. FT-IR cnexkmpu na cocmaeu E4, E6, E7 u ES.

Taonuya 10. Pesynmamu om enemenmen ananus na cocmasu E4, E6, E7 u ES.

Cvcmas maca(mg) C,wt% | H, wt% S, wt % Teopemuuno
Konuuecmeo S, Wt %
E4 2.10 225 4.3 25.83
E6 2.05 224 4.28 28.5
E7 2.2830 16.75 3.9 16.7 328
E8 1.4330 16.87 4.27 18.4

Pesynrarure oT mpoBeleHHS TEPMOTPaBUMETPHUYEH aHAIMW3 Ha TEIWTE CHUHTE3UpaHu ¢ u 0e3
no6aBku, ca npexnctaBeHd Ha Dur. 23. Pesynrarure mokaspar, 4e J00aBKUTE OKa3BaT BIIHMSIHUE
BBbpPXY TEpMHUYHATA CTAOMIIHOCT Ha XMOpHUAHATa Mpexa. 3arydara Ha maca 3a cbetaBu E7 u E8 ca

35% , a3a E4 u E6 e 55%, K0eTo € B CbOTBETCTBUE C JAHHUTE OT €JIEMEHTHHUS aHaJIN3.

100 4 E4 with (KCl&Xylene)

— E6 without KCI

=2 1 E7 without Xylene

.§' 90 E8 without (KCI&Xylene)

A 80

o ]

€ 70

2 ]

L, 60 E7
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] E4

40

260 ’ 4CI)O ' G(I)O v 860 ' 1OIOO
Temperature (°C)

Duez. 23. Pesynmamu om npogedenus mepmozpasumempuier aHanu3 Ha

2esiume cuHme3upanu ¢ u 6e3 0006asKu.
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Ha ¢wur. 24 ca mpencraBeHn a3oT aacopOIMOHHO-IAECOPOIMOHHUTE H30TEPMH W KPUBHUTE Ha

pasmpezesieHre Ha TOpPHUTE M0 pa3Mep Ha reluTe cUHTe3upaHu ¢ u 6e3 mobasku. Crnopen IUPAC

KJ'IaCI/I(bI/IKaI_[I/IHTa HN30TECPMUTE MOTaT Jda 6’b,I[aT OTHECCHU KbM THII IV, KOETO € XapaKTCpHO 3a

ME30I0PECTU CTPYKTYpU. DOpPMHUPAHUTE XUCTEPE3UCHH NMPHUMKHU 32 BCUYKH ChCTaBU CE€ OTHACAT

kbM Tun H3, xapakrepeH 3a mopu ¢ ¢opmara Ha nenHaTUHU. Te3u pe3ynraTd MOTBbPXKIABAT, ue

KCI He oka3Ba 3HAUMTENHO BIUSHHE BHPXY pa3Mmepa Ha mopure, ¢opmara M MOBBPXHOCTTA Ha

ME30IIOPECTUTE XI/I6pI/I,Z[HI/I Marepualiu. CroMHOCTUTE HA TEKCTYPAJTHUTE IIOKA3aTCJIU 3a ChCTaB E8,

npezacraBeHd B Tabiuna 11, morBepkaasat, ue KCIl u kcuiaeHa nMar 3HaYUTEIHO BIUSHHE BHPXY

obeMa Ha IIOPUTEC U IMOPHO3HOCTTA HA MMOJTYYCHUTEC XI/I6pI/I,Z[HI/I Marepuau.

KpuBute Ha pasnpezneneHrne Ha HOPUTE MO pa3Mep GOpMUPAT O-TECEH CUMETPUYEH MUK 32 ChCTaB

E4 nmpurotBeH ¢ enHoBpeMeHHOTO yuactue Ha asere q00aBku (KCI u kcuiieH), KoeTo mpejmoara,

Ye MOJyYCHUTE TIOPH Ca MOIPEICHH U ca ¢ OJIM3KH pa3MepH.
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@uz. 24. A3om adcopouuoHHO-0ecopOyUOHHU U30mepMU U KDUBU HA PA3NpedeieHe HA nopume no pasmep Ha

Taonuya 11. Cmoiinocmu na mexkcmypaiHume XapaKkmepucmuKkuy Ha Xuopuonu

02 04 06 08 10
Relative pressure,p/pg

zenu cve cocmae E4, E6, E7 u ES.

0

150 W
o

pore diameter, nm

0.0
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Relative pressurep/p,

cenume E4, E6, E7 u E8, cunme3upanu c u 6e3 0ooaexu.

CrncTaB SgeT Viotal Daverage
m?/g cm®/g nm

E4 2 0.005 3.6

E6 12 0.015 3.43

E7 12 0.011 3.28

E8 <2 - -
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N3BOAU

1. VYcmemHOo ca CHHTE3UpaHM XOMOT€HHM ME30MOPECTH XHOPHIHM MarepHaid  d4pes
CBKOHJIEH3allMOHHH peakiuu Mexay TEOS (TeTpaeTHiIopTOCHIMKAT) U THOJ- (PYHKIIMOHAIN3UPAH
MOCTOBH CHJICECKMOKCAHOB TpeKypcop Ouc (Tpueroxcucwmmminponui) terpacyndun (BTPTS) B
IIMPOK KOHLIEHTpaMOHEeH uHTepBai (0T 16 10 62mol%) B IpUChCTBUETO HA TOPOTCHEPUPALL] aTCHT

(Pluronic P123) u no6asku (aeopranuyna coi (KCI) u uzaysai areHT (KCHIIEH)).

1.1 Tlomy4yeHu ca HOBHM JAaHHHU 32 BIMSHHETO Ha peauna (akropu (KOJIMYECTBOTO Ha
THON-PYHKIIMOHATIM3UPAH CHUIICECKUOKCaHOB npekypcop, KCl u kcuiieH) BbpXy TepMUYHaTa
CTaOUITHOCT HAa XUOPUHHUTE T'eJI, KAKTO U BbPXY MOP(HOIIOTUYHUTE B CTPYKTYPHU IPOMEHU

B KpalfHUTE MaTepuaH.

1.2 bemie noka3aHo, 4e THOJ -OpraHMYHATa MOCTOBA rpyna € cTabuiHa ciel MpoTHYaHe Ha
XUAPOIM3HO-KOHICH3AIIMOHHUTE TIPOLIECH KaKTO M TIPH Ipoiieca Ha ekcTpakuus Ha [IAB, u

TS y4aCTBa B U3I'PAKAAHCTO Ha KpaﬁHaTa XI/I6pI/II[Ha CTPYKTYypa.

1.3 VYcraHoBeHO e, ye C yBeJIMYaBaHE KOHIEHTpaLUATa Ha THOJ-(YHKLIMOHATU3UPAHUS
CWJICECKUOKCAHOB TMpeKypcop Ouc-(Tpuetokcucumumpornun)rerpacyndun (BTPTS) B
ChCTaBa ce HabIroaBaT He3HAYMTEIHU TPOMEHH B CTOMHOCTUTE Ha CBOOOHATA MIOBBPXHOCT,
obema u pasmepa Ha mopute. [Jo 50mol% BTPTS nmopute nHa Marepuanu ca ¢ Oiu3Ku
pasmepu. IIpu no-sucoka konuenrpanus Ha BTPTS pasmepsT Ha nmopure Bapupa B IINPOK

JIAAaIIa30H.

2. 3a UBPBH WHT YCIENIHO Ca CHHTE3UPAHW ME30MOPECTH XHOPHJIHU MaTepHalid upe3
CBKOH/ICH3ALlMOHHH PEaKIMU Ha JBE MOCTOBU CHIICECKMOKCAHOBH IPEKypCOpa ¢ TUOJI-OpraHuyHa U
€TOKCH T'pyIa B MHPOKKU KOHUEHTPALIMOHHU TPAHUIM NIPU HAJWYUE HA CTPYKTYPOHACOYBAILl areHT,

kcuneHd u KCl.

2.1 bsxa onpeaeneHH ONTUMAJIHUTE PEAKIMOHHM YCIOBHS 3a [POTHYAHE Ha
chKoHAeH3anonHn peakiuu: chotHomenrne BTESE / BTPTS =48 / 52mol%, 2M HCI, 1.2 g
Pluronic P123, nanuuue na KCI (3.59) u kcunen (2.6 ml).
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2.2 UYpe3 yBenuuaBaHe cbhabpkaHnueto Ha BTPTS B remure ce moHWkaBa TepMUYHATa
CTaOMJIHOCT W Cce TMOBHILABa CTerneHTa Ha oMpekBaHe. [Ipu momHo chorHomenne BTESE /
BTPTS = 38/62 mon%, cBoOoAHAaTa MOBBPXHOCT C€ MOHMKABA, IOPUTE ca ¢ OJIM3KU pa3MepH,
a dopmara Ha mopure ce TpaHchopMmHpa OT OYTHIKOMOAOOHM A0 mopu c (dopmara Ha

OCITHAaTHHH.

2.3 VYcraHOBEeHO €, Y€ U JIBeT€ OpraHWYHU CBbp3BAallld TIpynu (€TOKCH rpymara u
TeTpacyadua-MponuiioBara rpyma) OoT JBara CHICECKHOKCAHHU MPEKYpCOpPH ca TpaJuBHU
€JIEMEHTHU OT KpaliHaTa XUOpHIHA CTPYKTYpa, KOETO O€ JOKa3BaHO OT NMPUCHCTBALIUTE UBUIU
npu 2928, 1411 u 690 cm™ eB FTIR CIIEKTPUTE, KAKTO U OT nMuKoBete npu 12, 23,42, 17 u 58
ppm B B3C CP MAS NMR CIIEKTPUTE, a ChIIO U OT YBEIMYAaBAHE HA KOJIUYECTBO Cspa B

MaTCpruaaIuTe ONpPECACICHO YPC3 CICMCHTCH aHAJIN3.

3. JlobaBkuTe HE OKa3BaT BIUSHHE BbPXY OPraHMYHUTE MOCTOBH T'PYIH B KpaWHUTE XUOPHIHH
Marepuaiy, HO OKa3BaT BIMSHME BbpPXY CTENEHTa Ha KoHJeH3auus u ¢opmara Ha nopute. KCl
OKa3Ba IIO-CWJIHO BIHUSHHUE BBPXY paslpPENeICHUETO HA IIOPUTE IO pa3sMEp B CpPaBHEHHUE C

HU3ayBalus arcHT KCUJICH.

4. TlocTUrHaTUTe CTOMHOCTH HA TEKCTYPAJHU XapaKTEPUCTUKU HA XUOPUIHHUTE TelU OT JBETE
cucremu TEOS/BTPTS u BTESE / BTPTS ca Oiu3ku 10 Te3u Ha APYrd MOAOOHW MaTepHallu,
YCIENIHO U3MOJ3BAaHM B TpaKTUKaTa Karo ajcopOeHTH Ha OpraHUYHU Oarpuiaa WiIH 3a
UMOOMIIM3aIsl HAa €H3UMH M JISKQpCTBEHW MOJIEKYIIM, KOETO JaBa OCHOBaHHWE 3a ObJemIn

H3CJICABAHN HACOUCHU KbM IIPUIIOKCHHUCTO HA CUHTC3UPAHUTC MaTCpUian KaTo a,I[COp6eHTI/I.
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